DATE

SUBJECT.

FROM

TO

o
z
3 UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
f SN s
W CENTHAL Rt GIONAL | ABORATORY
839 BELTGATE ROAD B0 P24-2740
ANNAPOLIS, MARYLAND 21401 FTS-u22-3752

- November 14, 1984

Monsanto

Dioxin QA Review Case 3276-5 /tr\axx"? a ?to/\a M&ﬂ L(\ Q

_ John Austin (35521))0* Diana Pickens (3521) P}

Chemist Chemist

- Walter Lee (3HW12) 0 R l G I N A l-

Environmental Scientist

(red)

The gquality assurance review performed on each data package consists of
a review of all calibrations, ion ratios, column performance checks,
duplicate precision, surrogate recoveries and a recalculation of all
findings.

Isotope dilution selected jon mass spectrometry was used to test for
the presence of 2,3,7,8-TCDD. In order for a result to be reported
as dioxin, each of the following criteria had to be meet:

1. Retention time (at maximum peak height) of the sample component must
be within 3 seconds of the retention time of the 13(y»~2,3,7,8-TCDb,

2. The integrated ion currents detected for m/z 257, 320 and 322 must
maximize simultaneously.

3. The integrated ion current for each analyte and surrpgate compound
ion (m/z 257, 320, 322, and 328) must be at least 2.5 times backyground
noise and must not have saturated the detector; internal standard
jons (m/z 332 and 334) must be at least 10 times background and must
not have saturated the detector.

4. Relative abundance of m/z 257 to m/z 327 should be >20% and <45%.

5. Abundance of integrated jon counts detected for m/z 370 must be >67%
and <87% of integrated jon counts detected for m/z 322.

[f any of the above criteria were not met, the result was not reported as
dioxin but flagged with the qualifier “EM", representing the estimated
maximum possible concentration, and a foot note to the failed criteria.

For samples in which no unlabled 2,3,7,8-TCOD was detected, the estimated
minimum detectable concentration, which is the concentration required to
produce a signal with area (or peak height) of 2.5 times the background
signal area (or peak height), was reported.

Attached are the analytical results for each batch of samples and any
associated data qualifiers.
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— Case: 3276-5

Lab: Compuchem ~ - s e e
N Samples: DCO0K901-8922 R I G I N A L
Data qualifiers: (red)

° The following results should be reported as maximum estimated
concentrations because all identification criteria were not met:

TEHD
_______ TCOD ppd
ppb Detection
Measured Limit Comment
DCO0890V3 EM .34 A
— DCO08Y1Z EM .53 A
— DCO08Y91S EM .83 A
DCOUBINS M .71 A

A mfz 257/322 out of control.

® Recalculation of the following values found reporting differences:

Lab QA
Reported Review
W_ TCDD ppb TCDD ppb

DCO08I913 11.7 11.4



Lak: CUMFULHEM LApURATORIES, IMC.

CASE NO.  32/4-3

PURM B-1.  TCUD DATA REPORT FORM

J20/322 3323

PPY SURRAGATE
MEAS. I ACCY

INTEGRATED PERK AREA

COLLNK:

REPORT DATE:

£P SIL &8

OR HEJGHT

§0/25/84
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BL/MS ANALYSIS

Evh () ENNKA ALIGUOT PP TEBD  ------m---mmeeoes
SWMPLE  SAMPLE  EXTR'N CLEAN WeT W, ---------- INSIR.

N, W DRIE WK (GkaMS) MEAS. b.L, 1D DATE TIME
Kb 12591 10/02/84 ¥ 100 WD 0,03 5 10/21/84 13:03
DCOUBIO2D 12349 LOAOLB4 Y 105 ND 0.8 5 L0s20/84 1412
ouBYUl 4 1Z3A4 10/02/84 Y 101 340 -~ 5 10/21/B4 15:08
DLUUB0 12385 10/02/84 ¥ 10,6 NOEM L k305 10/22/84 19:34
PLOGEY0s 12419 1070284 Y IG5 WD 0.0A 5 10/22/84 2132
DCOuBR0T 12443 1070284 N 100 N 0.07 5 10/22/84 22:11
DLoogSil 12468 10/02/B4 Y 106 ND O 0.9 5 10/22/B4 22:54
DLOUBYIZ 12476 L0284 Y 0.1 W EM 535 10/22/88 2342
DLuvBYle  1:5IB  HO/02BE Y 400 002 ~- 5 10/23/84 00:20
BLUUBILT 12526 10/02/84 Y 104 D 014 5 10/23/84 01:19
ki 12579 HOA0L/B4 Y 100 WD 000 3 10724/84 05:07
VOusi3 1284 10AQUE4 ¥ 103 RS .- 3 10720084 09157
blusly 12500 HO/02/B4 Y 100 NP Em 032433 t0/24/BA 06:42
DLUuBYOR IS LO/OA/BE Y 10.2 B0 - 3 LO/25/B4 00:4T
DLobaszal 12451 1070284 Y 10.0 .80 -- 3 40/25/84 02113
DLGuBSi8  M2534 LO/02EE Y 1o ND 04 3 L0/Z5/84 p3:dd
Lovs919 12542 10/0/B4 Y fu.8 ND .03 3 H0s25:84 04329
Wl 12393 100286 Y 1d.a ND 023 3 10/25/84 07:29
WLOOBIOT  1AZ] OBt Y fuE luad -- 3 H0/25/84 08:42
OCwuB02  123/7 1284 Y lud KD 006 3 10425084 09:2]
BLOCBTIA 12492 10/62/B4 Y 10,6 WD 0,08 3 10JZE/B4 10:14
KB 13235 10/04/B4 Y 10,0 ND 0.2 3 10/25/84 11:51

Rb = REAGENT BLANK

P = PARTIAL SCAN/ COWFIRMATORY ANALYSES

N = NATIVE TCDD SPIKE/FORTIFIED FIELD BLANK
D = DUPLICAITE

Fb =FIELL BLANK
WD = NOT DETECTED
DL = DETECTIGN LINIT

tCORREETED FOR CONTRIGUTION BY NATIVE TLDD; 0.91 OF a/2 322 SUBTKACTED.
SHEIBAT USED e
¥ re

Sample TV = F2Cpph

4915
1544
3552
1137700
25680
120672
200484

7478780

322 257
15668 28508
1974 -
LLRY: --
1200 -
19240 3344

1634130 3a51ad
Jua8 --
168066 44
293323 B&S22

-- To08

3141 --
9939980 3024010
9374 -
10658 -

33504
392991
156807

9224

17364
Jo1478
164384

1529550

238228
8u744
15787

Se8E94

S8

4piB5e

102254

1791730

{61480
11680
16976

45452
20800
§4560
7040

932212

385000
26000
51360

wnn

Jyoz0?

3216750
513152
167504
245072
1568250
1302390
1006870

206338
37219%0

6754

314236

156400

27624
121984
112384

1136210
4351867

3549

bbuls
874832
479103

42410%0
715848
22148
308530
1834810
1534490
1257794
268768
4813140
35071
240
199824
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Lab: COWPUCHER LAoGRATORIES, KL,

CASE NO.

EFh

$214-3

E1VRA  ALIWOOT
wel wi.
(EKANS)

ESIA'N CLEAW

bale U

fOKN B-1.

BL/HS AMALYSLS

................

TCLD DATA REPORT fOAN

INIEBRATED PEAK AREA

REPURT DAIE:

COLUNN:

£f SH ad

OR HEIGHT

1072534

------------------------------------------------------------------------------------------------------------------------------------------------------------------------

ki
dCoul9e20
DLuuBYul
DCvuBoel
DCuubYDd
Dluwdaos
DCyugsiy
Dyugei2
DLuvtyla
DLuugey?
ki
ploud9td
o915
DLovavg
Pluvdsn
Puuugila
DLivEY1Y
uuB T3
LCOGBYu?
DCuuByo?
bluuB9}4
Kb

12369
12144
12393
12419
1]
12408
12478
1514
252
1259
124E4
[at])]
12433
12351
12534
12542
12393
1427
12347

2492
13433

Kb = REroENT BLANK
P = PARTIAL SCAN/ CUMFIAMATIRY ANALYSIS

M= MAVIVE TCOD SPIRE/FORTIFIED FRIELD BLAMK

0 = DUPLICATE

10702/84
Loro2 84
10/02:84
10/62/84
10702784
10702134
L0184
lu/02/84
10/02/84
10702784
Josodsade
10/47/84
10762 64
10/04/84
10/02/84
13/02764
loful/Bd
10/02/84
lu/v2:/84
b3/02:84
1002784
MWroa/B4

- e o mE i K el =K el w ml =K = W ik v WL W e WK wr =X

FPE 1LDD
HEAS. L.L
ND 0.0]
(1) 0.8

310 --
ND (Y]
ND 0.4
ND 0.0!
ND ¢, 49
i 0.81

0.12 -
ND 0.14
[H 0.0}
1.7 --
AD 0.2

2.80 --

0.80 -~
1] 0.04
ND ¢.03
ki 0.2}
lu.4 --
Np 0.1b
NE 0.14
N 0,28

3 10r2k/B4 1303
5 /2184 16
5 10/21784 15;u8
3 10423780 19:54
S HO72/BA 2172
3 1042248 22311
5 10422484 2254
3 tu/22:84 21:42
S 10/23/84 00:20
§ 10723784 01:19
3 10/24.84 B53:07
I 10/24/84 09:97
3 10/24/84 0b:42
3 1012508 0 )
3 16/25/84 02313
1 10s25:84 01:4)
3 10/25/84 (4:29
3 10s25/8¢ 07: 9
3 1072504 08:42
3 10/25:84 09:27
3 10/29/84 10: 14
3 10/25784 1150

Fb =FIELD BLANK
ND = NOT DETECTER
DL = BETECTION LINpT

i RReCTRD FOR COWIRIBUTION bY WATIVE JLDD; ©.93 DF #/2 322 SUBTRALIED.
fsglont USED

FPE SURRAGATE

MEAL. T ALCY 320 322 237
1.9 10y -- -- -
0.85 82, -- -- --
1.u8 10B 58208 75608 BB
s.83 833 144 97 --
0.99 ¥9.0 -- H2 --
8.9 90 -- - --
¢.78 4.1 -- -- -
0.1 14,0 4916 1200 -
6.9 9.1 1654 19240 3344
0.99 §6.3 - -- --
o1 10l 3532 - --
0.99 95.8 1137700 1434130 3s5i40
L1g 110 25680  Jlush --
0.68 &1.8 120612 lbBust  Aed
0.83 8.8 2000h6 293323 BISW2
0.99 §8.7 - -= 1808
o4 1w - - --
1.06 104 -- f14l --
L4 14 7478780 9919980 3024010
1.o¢ 99.7 -- LML -
6.92 9.2 ~-  lbuBd -
0.99 94.6 - -- ==

213138
14%4
481
33504
R 748)|
150607
9224
17584
Jot178
IFYMT]
1529a5¢
258228
Ba744
1587
Seti%h
S1
48585
102238
1791136
J6148¢
163680
2974

454528
20800
94540
§704u

322

385vb0
2000
3L3e0

wnn
u207
3274750

37137152

167904

245072

1568759
130239
1006870
206138
AYFIRMT ]

3754

374736

156400

(paJ)

T1VNII]

545298
21824
1219584
112384
1136019
455147
LATETY
abuts
874832
47910
241090
717448
2648
308330
1834d10
13944690
12577%
208768
4813140
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LAB: COMPUCHEM LABORATORIES, INC. FORN B-1.  TCOD DATA REFORT FORN REPORT DATE: 11/05/84

CASE NC. 3275-5 COLUMN: CP SIL BB

BL/NS ANALYSIS

EPR [ ELTRA ALIQUOT  PPB TCDB  =-v-mem=-vswosmes REL. EON ABUND INTEERATED PEAK AREA OR KEIBHT

SAMPLE SAMPLE  EXTR'N CLEAM WET WI, ------e--- INSIR.  mmmmeemeeeeoeee PPO SURRAGATE == -------ommoemmmesec oo e

N, NO. DATE  UP (GRANS} MEAS. D.L. 1D DATE TINE  320/322 332/334 MEAS. 1 ACLY 320 3t 257 26w 332 3 COMMENTS
3ttt Pt et E et Tt r+ E I T P P RS P P S IS Pt i P R P i s A A P P A P - R R A A A P R A R P e P P I P A A R S S S S L F P P S P P P T P+ S L I F F P P S 5 1
RB 13573 1031784 Y 0.0 W 0.27 3 ti/ol/84 10:510 -- 0.77 1.0 I == 417948 -- 68630 1436%6 190112

DCOGARIS 12450 10731094 Y 0.1 WD 0.2¢ 3 11/01/84 {1:t4 -- 0.78 0.B4 Bl.7 -- -- =~ 93 040 306708

DLO0B92) 1257 1o/34/84 Y Ie.0 WD 0.34 3 11704/84 11258 -- 0.76 1.02 102 -- 10800 -- 144033 307528 39%eS4

IIRETE D] 124014 10/31,8¢ ¥ 10.1 N} 0.20 3 11/01/84 12:43  -- 0.7 113 113 3672 ggod -- 102896 193168 259328

bloag?z0 12559 10/3i/64 Y 1.0 N 0.62 3 11/01/84 13:27  -- .82 L1717 == 154752 == 10F 1hused  1B3192

RB = REAGENT BLANK FB =FIELD BLANK g
P = PARTIAL SLAN/ COMFIRMATORY ANALYSIS Nl = RDT DETECTED -
N = NATIVE TCOD SPIKE/FORTIFIED FEELD BLANK OL = DETECTION LIMIT a
D = DUPLICATE o

$4[ORKECTED FOR COMTRIBUTION BY NATIVE TCDD; 0.9 OF w/z 322 SUBTRACTED.



